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Experimental Section 17-Bromo-2,5,8,11-tetraoxaheptadecane (1). This compound was synthesized according to the literature procedure. 1 A suspension of triethyleneglycol monomethyl ether (4.79 g, 29.2 mmol) and sodium hydride (60% in mineral oil; 2.70 g, 67.7 mmol) in DMF (290 mL) was stirred at RT.
After 30 min, 1,6-dibromohexane (37.0 g, 151 mmol) was added and the mixture solution was stirred at RT for 12 h. After adding NaH (232 mg, 5.83 mmol), the reaction solution was stirred at RT for further 12 h. To a solution of 6 (800 mg, 1.57 mmol) in THF (15.7 mL) was added TBAF (492 mg, 1.88 mmol) and stirred at RT for 12 h. The reaction mixture was subjected to SiO 2 flash column chromatography, where major fraction was collected to give colorless mixture of S-and O-acetylated products. The obtained oil was dissolved in THF (7.9 mL), mixed with aqueous NaOH solution (1.0 M, 7.9 mL) and stirred at RT for 12 h. The mixture solution was concentrated to remove THF, then neutralized by aqueous HCl solution (0.50 N, 30 mL) and extracted with CHCl 3 (30 mL × 3). The combined organic layer was dried over Na 2 SO 4 and subjected to flash SiO 2 column chromatography, where major fraction was collected to afford colorless oil of 7 (514 mg, 93%); IR (neat) 3437 Figure S1 . Subtracted IR RA spectrum of (AA-SAM − mixed-SAM) (red line) and IR ATR spectrum of Boc-L-Ala(N 3 )-OMe (black line). 
